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"H NMR spectrum (500 MHz) of Lunagrad A (1) in CD;OD.
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BC NMR spectrum (125 MHz) of Lunagrad A (1) in CD;0D.
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Current Data Parameters

NAME OWY G
EXPNC 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130102
Time 20.55
INSTRUM av400
PROBHD 5 mm QNP 1H/15
PULPROG zgdc

TD 32768
SOLVENT MeQD

NS 748

DS 2

SWH 23148.148 Hz
FIDRES 0.706425 Hz
AQ 0.7077888 sec
RG 57

DW 21.600 usec
DE 6.00 usec
TE 291.8 K

D1 4,50000000 sec
dll 0.03000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec
======== CHANNEL fl ========
Nucl 13C

Pl 9.40 usec
PL1 -4.00 dB
SFOL 100.6236958 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltzl6é
NUC2 1H
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 14.00 dB
SFO2 400.,1316005 MHz
F2 - Processing parameters
sSI 32768

SF 100.6126232 MHz
WDW EM

SSB o]

LB 1.00 Hz
GB o]

PC 1.40



DEPT of Lunagrad A (1) in CD;0D.

gy omg 5 2 g
CE 5 3 P
TR P i 8 s
€2 en I ‘ calnM CL‘(‘JI\lJI
. 4 . e e
(=3 S c2 S g C1' i C7'-OMe
€15-CMe
|
'Lw th\'m et oMl A wwkm r / |
B MM e 13'C NMR Hrinhle w‘»«ww W mww ol mw'ml J Nt (13
46 44 42 a0 38 36 34 32 30 28 26 24 ppm v L UMY itk C NMR
67 6 65 64 e 6

—00 B

—64.50

'WWWWWWWWWWWM Akt Wbl Lﬂw e

T T T T T T T T T T T T T DEPT_90 . . . . . . . . . . DEPT_90
46 44 42 40 38 36 34 32 30 28 26 24 ppm 67 e 65 64 e 62 61 60 58 53 5 56 65 ppm
wn  wmos - " g 8 2 238
iz gn3 : - i g g B8
= < TT T = & = o D Ak
IERYY [ | | L1

|

mwrw'lwww APl e o g

Al AWWMM Y b A W o A

T T T T T T T T T T T T T
DEPT-135
46 44 42 40 38 36 34 32 30 28 26 24 ppm T T T T T T T T T T T T T T
67 66 65 64 63 62 61 60 59 58 57 56 55 ppm DEPT_135

S-4

WPt




116.71
— 11371
—113.23
107.30

St o e s o N

“Cc NMR

=

—124.39
116.70
—113.69
—113.20
107.28

T 12284
—121.41

12290

o W A b g

DEPT-90

—124.39
< 122.90

122.83
—121.41
—116.69
—113.69
—113.20

107.27

T T T T T T T T T
126 124 122 120 118 116 114 112 110 DEPT-135

“c NMR

° 5 g898F b = ze 2
£ § g8z E g 53 1
I l I
s c17
o o - c12' €12
c14wB9 Lk ‘ P ‘
MW Mnmwmmlmw
T T T T T
155 150 145 140 135

— 13339

¥

T T

—— 13184

DEPT-90

&

T
155 150 145 140

—133.89

AN S AP

— 131.84

T T T T
155 150 145 140 135

S-5

DEPT-135




"H-'"H COSY of Lunagrad A (1) in CD;OD.
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current Data Farameters

NAME owy6
EXPNOC 29
PROCINO 1
F2 - Acquisition Parameters
Date_ 20130107
ine 20,56
INSTRUM spect
PROBHD 5 mm BBI lH-BB
PULPROG cosygpmEqE
TD 1024
SOLVENT MeOD
ns 1
Ds 16
H 3501.401 Hz
FIDRES 3.419337 Hz
a0 0.1462272 sec
RG 6144
D 142,300 usec
DE 6.00 usec
TE 0 K
Do 0.00000300 sec
D1 1.00000000 sec
dlz 0.00000400 sec
Dlé 0.00020000 sec
Iwo 0.00028570 sec
MCREST 0 zec
MCHRE 1.00000000 sec
== CHANNEL fl ==
1
5.20 usec
-1.00 aB OCH3
500,1323506 MHz

== GRADIENT CHANNEL

CPNAM[1] sine.100
GPNAM[2] sine.100
GPNAM[3] sine.100
[E3's 0%

GEX2 0%

GEX3 0%

GPYL 0%

GPY2 0%

GPY3 0%

cpzl 16.00
cPz2 12.00
cPz3 40.00
P16 1000.00

Fl - Acquisition parameters 4
D 128
SFOL 500.0318 MHz
FIDRES 54.630235 Hz
SH 7.000 ppm HBCO OH
FnMODE OF

F2 - Processing parameters
£1 1024

SF 500.1300140 MHz
wWowW

£SB 0

LE 0 Hz

GR 0

PC 1.00

Fl - Processing parameters
&I 1024
Mc2 oF

SF 500.0294140 MHz
WD

SSB 0

LE 0 Hz

=3 0



HSQC of Lunagrad A (1) in CD;0D.
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HMBC of Lunagrad A (1) in CD;0D.

Current Data Parameters
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T2z - Acquisition Parameters
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m
PPM o s
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ROESY of Lunagrad A (1) in CD;0D.

H-16 H'6 Current Data Paramsters
NAME owy6
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PROCNO 1
Fz - Acquisition Parameters
Date_ 20130107
' Time 20.05
H-1 'li INSTRUM spect
)[ h “‘ * l ’ PRCBHD 5 mm BBI 1H-EB
| FULPROG T
LU o\ UL SV JILL ppm T crosey
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s 2
- DS 4
R 20 SWH 3501.401 Hz
H-2 8 p - FIDRES 3.419337 Hz
i B v AC 0.1462272 sec
L RG 28
U 5 a
H-2 ] @ . @“ 25 oW 142.800 usec

] DE 6.00 usec
f 1] @ 3] g H TE 0K
H ' I L3.0 a0 L00013110 sec
L

L| | ol }
o

0
4 i D1 1.00000000 sec
@ 4 dlz 0.00002000 sec
_:‘? u . a1z 0.00000400 sec
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H 7 ‘1 " : 35 MCREST 0 se¢
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5'0 Fl - Acquisition parameters
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- oW 7.000 ppm
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3 F2 - Processing parameters
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j 9 B (] & i 2SB 2
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—

H-13 8 oL ] i] ] 6.5 1B 0 Hz
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. ] o
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"H NMR spectrum (500 MHz) of Lunagrad B (2) in CD;0D.
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Current Data Parameters

NAME owys
EXPNO 21
PROCNO 1

¥F2 - Acquisition Parameters
Date_ 20130107
Time 19.1¢
INSTRUM spect
PRCBHD 5 mm BBI 1H-BB
PULPROG zg

TD 32768
SOLVENT MeOD

NS 1

D3 o]

SWH 6009.615 Hz
FIDRES 0.183399 Hz
AQ 2.7262976 sec
RG 10l.6

oW 83.200 usec
DE 6.00 usec
TE 0K

Dl 1.00000000 sec
MCREST 0 sec

MCWRK 0,01500000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 9.20 usec
PL1 -1.00 dB
SFO1 500.1326038 MHz
F2 - Processing parameters
ST 16384

SE 500.1300086 MHz
WDW EM

SSB o]

LB 0.10 Hz
GB 0

PC 1.00



BC NMR spectrum (125 MHz) of Lunagrad B (2) in CD;0D.
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Current Data Parameters

NAME owys
EXPNO z
PROCNG 1

F2 - Acquisition Parameters
Date_ 20130101
Time 21.30
INSTRUM av400
PROBHD 5 mm QNP 1H/15
PULPROG zgdc

TD 32768
SOLVENT MeCD

NS 788

Ds 2

SWH 23148.148 Hz
FIDRES 0.706425 Hz
AQ 0.7077888 sec
RG 32

Iy 21.600 usec
DE 6.00 usec
TE 290.7 K
D1 4.50000000 sec
dll 0.03000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec

NUC1 13C

P1 9.40 usec
PL1 -4,00 dB
SFO1 100.6236958 MHz
======== CHANNEL f2 ========
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 90,00 usec
PL2 —-3.00 dB
PL12 14,00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768

SE 100.6126235 MHz
WDW EM

SSB o]

LB 1.00 Hz
GB 0

PC 1.40



DEPT of Lunagrad B (2) in CD;OD.
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"H-'"H COSY of Lunagrad B (2) in CD;0D.
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current Data Parameters

NAME owys
EXPNG 29
PROCNO 1

F2 - Bcquisition Parameters
Date_ 20130107

Time 19.59
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG cosygpmiqf

™ 1024
SOLVENT MeoD

ns 1

ps 16

SWH 4006.410 Hz
FIDRES 3.912510 Hz
2Q 0.1277952 sec
RG 8192

D 124.800 usec
DE 6.00 usec
TE 0

Do 0.00000300 sec
D1 1.00000000 gec
d13 0.00000400 sec
D16 0.00020000 sec
o 0.00024999 sec
MCREST 0 sec

MCHRK 1.00000000 sec

GPNAM[1]

CHANNEL f1

500.1327007

GRADIENT CHANNEL

usec
dB
MHz

sine.100
GPNAM [2] sine.100
GPNAM (3] sine.100
GPX1 0%
GPx2 0%
cpr3 0%
GPYL 0%
GPY2 0%
GPY3 0%
cpzl 16.00 %
crr2 12.00 %
cPL3 40.00 %
313 1000.00 nsee
Fl - Acquisition parameters
™ 128
sFoL 500.0318 MHz
FIDRES 62.503124 Hz
ES 8.000 ppm
FRMODE oF
F2 - Processing parameters
ST 1024
SF 500.1300133 MHz
WD
3B 0
LB 0 Hz
GB 0
FC 1.00
Fl - Processing parameters
ST 1024
HC2 oF
SF 500.0290643 MHz
WOW
sSE o
1B 0 Hz
cB 0




HSQC of Lunagrad B (2) in CD;OD.
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F2 - Processing peremeters
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HMBC of Lunagrad B (2) in CD;OD.
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ROESY of Lunagrad B (2) in CD;0D.

H-4"-1

H1 Current Data Parareters
NAME owy8
H4'1 EXPNO 28
PROCND 1

[ ﬂ JI F2 - Acquisition Parameters
- A e I AA N ppm pace 20130107
Time 19.17
INSTRUM spect
DROBHD 5 mm EBI 1H-BB
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10z4
SOLVENT MeOD
o NS 8
2 DS 4

SWH 4006.410 Bz

FIDRES 3.912510 Hz

AQ 0.1277952 sec
RG 56.15

oW 124.8C0 usec

— 3 DE 6.00 veec
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120024994 sec HO OH
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S
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l 0 4 » i
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] 1] - CHANNEL f1 -
=5 9.20 usec
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PLLL 22.00 dB
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-6 Fl - Acquisition parameters
TD 3
SEOL
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g SW .
HAVHS" ] . FnMODE Stztes—TPPI
H-3VH-S ——i‘ 1] 9 [} ¢ i, F2 - Processing paramsters
[ 9 ] ST 1024
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F1 - Processing paramslers
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